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STABILIZED LACTIC ACID MENTHYL
ESTER

Lactic acid menthyl ester (in the following: LME)

O

is a compound having a physiological cooling action on the
skin and mucosa of the body which can be employed in
consumer products with which a long-lasting physiological
cooling action is desired: for example in semi-luxury con-
sumable goods such as chewing gum. chewing tobacco,
cigarettes. ice-cream. confectionery and drinks, and in phar-
maceutical preparations, body care compositions or cos-
metic preparations such as tooth cleansing compositions,
mouthwashes, perfumes, powders, lotions. ointments. oils,
creams, shaving lotions and shampoos.

LME is usually prepared by acid-catalyzed esterification
of commercially available L-lactic acid with L-menthol.

Suitable esterification catalysts are described. for
example. in Methoden der Organischen Chemie [Methods of
Organic Chemistry] (Houben-Weyl), Volume VIII, page
517. Georg Thieme Verlag, Stuttgart 1952, Preferred cata-
lysts include inorganic acids, such as sulfric acid. phospho-
ric acid and acid earths. organic acids. such as methane-
sulfonic acid and p-toluenesulfonic acid, and acid ion
exchangers. The recommended amounts are 0.0001-0.1
mol, preferably 0.01-0.05 mol of catalyst per mole of lactic

acid. Neutralization and washing of the reaction mixture are '

usually followed by purification by means of distillation,
which gives the LME in a purity suitable for most uses (97
to 98%). In addition to LME. the distillate comprises
D-lactic acid L-menthyl ester (1-2% and L-menthol (about
1%). During storage over several weeks, the product devel-
ops a pungent smell which renders it unusable for most
intended uses. The reasons for this change in the product are
not known.

Surprisingly. it has now been found that this undesirable
change in the product does not occur in the presence of alkali
metal carbonate and/or bicarbonate and/or alkaline earth
metal carbonate and/or bicarbonate.

The invention thus relates to a mixture of

A. L-Lactic acid L-menthyl ester and, per part by weight
of A,

B. 0.0001 to 0.05 part by weight of alkali metal carbonate
and/or bicarbonate and/or alkaline earth metal carbon-
ate and/or bicarbonate.

The mixtures according to the invention are stable to

storage for several months; no changes in smell during
storage are to be found.
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The mixtures according to the invention can be prepared
by any conceivable method, such as, for example, by dry
mixing of the two components (preferably in powder form)
or by dissolving the components in a solvent suitable for
both constituents. such as aqueous methanol or aqueous
acetone. and stripping off the solvent.

According to a preferred embodiment. the LME is recrys-
tallized in the presence of the additive B. preferably after
prior distillation. where the solvent used for the LME does
not also simultaneously need to be a solvent for B; in other
words: for the purpose of the invention, it is not necessary
for the additive B to dissolve in dissolved LME; the additive
B can be dispersed in the dissolved LME—preferabty, of
course, in finely divided form—and then separated off
together with the LME crystals.

A preferred solvent for LME is acetone. the weight ratio
of solvent/LLME for the crystallization preferably being 0.5
to 10, preferably 1 to 3.

Sodium carbonate and bicarbonate and potassium carbon-
ate and bicarbonate or calcium carbonate are preferably
possible as the additive B.

The mixtures according to the invention can be employed
for most purposes without additive B being removed before-
hand.

The percentage data of the following Example in each
case relate to the weight; parts are parts by weight.

EXAMPLE

1000 parts of distilled LME. comprising, according to the
gas chromatogram.

97.3% of L-lactic acid L-menthyl ester.

1.4% of D-lactic acid L-menthyl ester and

0.8% of L-menthol
were dissolved in 500 parts of acetone. to which 1 part of
sodium bicarbonate had been added. at 40° C. The mixture
is cooled in an ice-bath; seed crystals are added at 12° C. The
mixture is then cooled to 5° C. in the course of 2 hours
(while stirring). The crystal slurry is filtered off and dried in
air.
According to the gas chromatograin. the resulting product
comprises 99.7% of L-lactic acid L-menthyl ester. It can be
stored for months without its sensorial properties changing.
We claim:
1. Mixture of
L-Lactic acid L-menthyl ester and. per part by weight of
A,
0.0001 to 0.05 part by weight of alkali metal carbonate
and/or bicarbonate and/or alkaline earth metal carbon-
ate and/or bicarbonate.
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